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(74) [ftSA] 
(57) [SWl 



[ig^^s] (A) 7K»«S7'>«^a7X«a*j. ai;(B 
) -tesd) : 

RfUCHg) nOH (1) 



[Sf^si] (A) *»»S7*:/*^a7X««s»j. ai;(B 

) -4S^(1) : 
Rfl((»l2) „0H (1) 

{^^ . Rf 1 liiKmgk 4 - eo/i-yj\.to7)i^)i& 



[is^«2] irFiBfiit»(A) a)7K»«S7 7i^i&®7XS?a 

SW<. -t^'V* (7«4r) T^7U;uKxXT;i/t (y*) 
0«[7X1SiAftiJffif£«go 



[000 1] 
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(74) [Attamey(s) Representiig All Applicants] 

[Patent Attorney] 

(57) [Abstract] 

[Problenij Curing doing with low tenperalure, offer of water-dis 
persing fliK3rii£ type water and oil iq)dlant con^ 
wUdi shcn^ fliewater and dl rq)ellency w^ 

[Means of Solution] (i^ \\^ter-<]isperang type fluorine type wa 
terandoilrepellant, and(B) General FQrni]la(l) : 

Rfi(Cm)nOH (1) 

Water and oil repellantconposition which contains fluorine co 
ntainmg alcohol A\iiidi is diq)layed with (In Fomiila, Rfi is 
p^uoroalkyl group ofcaifoonnuni)er4to6or 
perfluoropolyether group of thecarbon nuniaer 4 to 25, n is 
integeroflto6. ). 



[aain<s)] 

[aaiml](A) Water-^q)ersiiig type fliiorine type water and oil 
repellsmt, and(B) General Fonnda (I) : 

Rfl(CH2)nOH (1) 

Water and dl repellant conposition which contains fluorine co 
ntaining alcohol wliich is diq)layed with (In Fomula, Rfl is 
perfluoroalk^ groip ofcaibonnundber4to6or 
perfluoropolyether group of tbecaiban nunber 4 to 25, n is 
integer of 1 to 6. ). 

[Qaim 2] Water-<lisperang typ& fluorine type water and oil repe 
Uant of aforementioned component (A) , water and oil rq)ellant 
conposition winch is stated inthe Qaim 1 wttchisa 
copolymer of fluorine containing (nEfli)act54ic add ester and 
(meth) acrylic add esto:. 

[Description of the Invention] 
[0001] 

[Tedmological Field of Invention] Ihis invention regards fluori 
ne type water and oil rq)dlant conposition of water- 
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[0002] 

^om^mz. -«(cJiDSft3)PX C+aTUXf 
) C0+aT»J>^?ag*^ 150 "Cia± 



[0003] 



[0004] 

[SS£«9if Sfc«)(D*IS] *«P^%«>tt, «£*fitrj 



RfKCHa) nOH (1) 

(St*. Rfl lkffi«a4-6fl>/^-7JU:J-PT;U:^r;uS 
X ttig^SS 4 - 250) / ^- 3? P tK U X ;bST* y 



[0005] 



dispersing type, especially details includingthe fluoriiie 
oontaimng alcohol, regard said conposition \^ch is superior in 
low tenperature curirg property. 

[0002] 

[Prior Art] IMl recently, water and oil repellant of water-dispe 
rsing type vAich consists of copolynerv^ch contaiiB 
perfluoroalkylgroiq) is known. These water and oil reliant 
case ^\te^e it is used as fiber treatment agent, after theqjplying, 
hot fehrication (curing) it is done generally. If this curing 
temperature, usually, is 150 °C or hi^, fiber which 
issuperior in water and oil r^Uency is acquired But, curing 
temperature is low, ( for exanple 100 *C or below) with, fiber 
^cfapossesses equal perfonmnoe cannot be acquired Because 
ofthis,flKre was a deficiency that suflSdent effect is not 
acquiredvi&^-vis mataial >\iiere heat treatment withM^ 
tenperaturelike wool, the silk and new synthetic fiber is 
difficult 

[0003] 

[Problons to be Solved by the Invention] Hxn, problem of thi 
s invention, curing doing with low tenperature, is tooffo* vwater- 
di^)ersing type fluorine type water and oil repellant 
conposition winch shows water and oil repellency wiuch is 
st^ierior. 

[0004] 

[Means to Solve the Problems] As for these inventors^ as for res 
ult of rq)eating various exanination onthe basis of recognition 
of problanof Prior Art, fluorine type water and oil reliant 
conpositionwhich includes specific filmfonrii^ auxiliary agent, 
making film was done easily with thesurface of fiber, low 
temperature curing did and discovered feet ttet thehi^ water 
and oil rq)ellency is showa As for namely, this invention, (A) 
water-dispersing type fluorine type water ard oil repellant , 
and(B) GenflalFormila(l) : 

Rfl(CH2)nOH (1) 

It is something \^ttch offers water and oil rq)eUant conposition 
which contains fluorine containing alcohol wiiichis di^l^ned 
with (In Fomida, Rfl isperfluoroall^ groip of carbon 
nunl)CT 4 to 6 or perfluoropolyether group of thecaibon 
nunl)er4to2S,nisintegerof lto6. ). 

[0005] 

[Embodiment of Invention] Below, this invention is explained i 
n detail. 

(A) Water-diqjersing type fluorine type water aixi oil repellant ' 
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juS*^-r S ^ a* ^7 'J Ji/Sxx^;u;5^ b ft SSA^ bSii 
m 7^'J;i.»x:^x;Mi, «S.IS-«S£(2) : 



Rf2-X0C0CR1=CH2 (2) 

) : 

-SO2NR3-R4- (3) 

(^*, R3tt7KmiS?^XI*7^U+;U*T*&y, R4tt 



-CH2CH(0RS)CH2 - (4) 

(S*, R5|i7KIRi^^Xli7v;u3lr*fe'5) f}^btj:i> 
[0 0 0 6] B5ERf2 Testis 7;u^P7;u+;mt 

f^2P*1 ~ (5) ' 

(a*. pli3-20COBa. »*L<li6-12<DS?»-e 
fc^) vm^tii>\tm^^L<it^i&^Oj^-yiUto 

H?-^ L < itfkmm^xm&:^titzy)v:t p 7;u:^;us 
^<^(f ?>tL, c:tib0*T*i*/t-:7;u;j-PT;i/+ji.SA< 
tf*LL^. my)\^to7)v^}us^(DMi*^mtLx\t. cf 



Himne type water and oil repellant of wata-<lispersing type w 
hich is used for conposition of this invention, theenulsion 
where fluorine containing org^rac resin is dispersed in aqt^ 
mediumis meant. To said water-dispersing type fluorine type 
watCT and oil repellent , without especially restriction as 
fluoriiK type fiber treatnent agent etc be ableto use thing ( for 
exanple fluorine containing acrylic resin or fluorine containing 
methacrjdate resin ) of prior public knoN^edge, it is a cqx)lynEr 
of preferably fluorine containing (nieth)aciyiic acid esta and 
the(m^) aa:3dic add ester. Below , copolymer of fluorine 
containing (nxdOaajdic acid ester and (meth) acrjdic add ester 
ise3q)lained 

Euorine containing (m3th)acr)4ic add ester 

Huorine containing (meth)acr}4ic add ester is at least 1 kind wh 
ich is diosQi fix)mgroup which consistsof acidic acid ester 
whichpossesses fluoroalkyd group and methacrjdic acid ester 
whidipossessesthefluoroalkjdgrov^). said ester is monomer 
umtinorderto grant waterandoiIrq)ellencyto copolymer. 
Asfor fluorine oontainu]g(meth)aci^c add ester, for 
example General Fmtula (2) : 

Rfi-X0CXX:Rl=CH2 (2) 

(In Fomula, R&tobefluoroalkjdgroip, Rl tobetydrogen 
atomormet}^group,as for Xalk^ene group and general 
fonnjla(3) : 

-SQ2NR3-R4- (3) . 

Are di^layed with (In Formula, Raisl^droggnatomoralkjd 
group, R4 is aUgderK group. ) group, and general famula (4) 
: whidi 

-CH2CH(OR5)CH2- (4) 

It is a organic ffoap of divalent vhidi is chosen from group whi 
chconsistsof(In Fomula, R5 is hydrogen atom or acjdgroi^). 
)) with you can hst those which are shown. 

[0006] Asfluoroalkjd groip which is diown with aforementione 
dRfi, for exanple general fomula (5) : 

OF2IH-I - (5) 

Straigjit or branched perfluoroallQdgroip and whidiaredi^la 
yedwith(In FoniuIa,pint^ ofS to 20, is integer of the 
preferably 6 to 12. ) or you canlistfluoroall^groip where 
portion of fluorine atomof these bases issubstitoted with 
hydrogen atomor chlorine aton^ amoi^ these perQuoioalk^ 
group isdesirable. Asenix)dimentof saidfluoroall^ group. 
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3(CF2)4- .CF3(CF2)5- .CF3(CF2)6- . CF3 
(CFg)^- .CF3(CF2)3- ,CF3(CF2)9~ .(CF3 

)2CFCF2- . (CF3)2CF(CF2)2- ^ (CF3)2CF(CF2)3~ 

. (CF3)2CF(CF2)5- . (CF3)2CF(CF2)e- . (CFg) 

2CF(CF2)8- . (CF3)2CF(CF2)io- ^ H(CF2)io- 

ai; cF2Ci(CF2)io -i&<*if e>ti«o 



CF3(CF2)4 - , CF3(CF2)5 - , CF3(CF2)6 - , CF3(C 
F2)7- ,the CF3(CF2)8 - ,CF3(CF2)9- and(CF3)2 
CFCF2- ,(CF3)2CF(CF2)2- ,(CF3)2CF(CF2)3- , 
the(CF:3)2CF(CF2)5- , ( CF3 ) 2CF(C E2)6 - ,(CF3) 

2CF(CF2)8- ,(CF3)2CF(CF2)10- , you can list theHC 
F2)10 - and C F2 a (C F2)10 



[0 0 0 7] itrf3a(2) ^0xv^s^tih=.m0^m& 

[0 0 0 8] 19E-«a(3) *<DI«3-C***tST;U+JU 

^^v^i^S. ^:^^JUS. :t^^;uas. y- 



[0 0 0 9] mrfiH-tea(4) «(0 R5|i. K«»A<. a 

[0010] -te^(2) -e^stis^z^y* (;^*) r 

<7 »J;HJx;^T;KDM*tJ«!li LXit. CF3(CF2)7(CH2)20 
C0CH=CH2 . CF3 (CF2) 6CH2OCOC (CH3) =CH2 . (CF3) 2CF (CH 

2) 8(CH2)20C0CH=CH2 , CF3(CF2)7(CH2)20C0C(CH3)=CH2 
. CFjCCF^g (CH2)20C0CH=CH2 , CFg (CFg) 7SO2N fCH^ ( 

CH2) 20C0CH=CH2 . CF3 (CF2) 7SO2N (C2H5) (CH2) 2OCOC (CH 

3) =CH2 . (CF3),2CF (CF)aCH2CH (OCOCH3) CH2OCCC (CH3) =CH 
2. H(CF2)ioCH^COCH=CH2R^ CFjCI (CF2) i(PH20C0C(C 
H3)=CH2;!)<^(fbtLSo (^5r) T^U;uSxx 



[OOffJ] thoseofstra^orbrandiBdof 1 to4youcanlist fcff 
exanple cail)onnuni)er,usually, 1 to 10, desirably as all^lene 
group among Qi:g3nic groip of thedivalent which is shown with 
XinafQrenentiQnedFoimda(2) ,canlistnettQ4ene group, 
ethjdene groip , trimethylene groip , propjdene groip , eth^ 
ethylene group , tetramethyiene group ,the hexamed^ene 
group and2-niefl9dpro(pj4enegroupdcc(Mxaretely. 

[OOOi] As for alkyl groip \!sliich is shown withR3 in aforanenti 
cmedgeaEralfQmiila(3) , carbon number, usually, is alk)4 
grotpofstrai^ or branched ofthel to 10 and preferably 1 to 
4,youcanlistniethjdgroi5), ethydgroip, propyl groip , the 
isoprop>d group , butyl groip , isobut>4 groip , t-but}4 gtoip , 
pentyigroip, neopent}dgroip,thehej^grot5), hept}d 
group , oct)4 groip , non^ groip and dec>d group etc 
concretely. As for R4 in aforementioned general fornula (3) , 
in same way as thealkylene groip which it illustrated as 
aforementioned X, carbon nunber, the usually, is thing3 such 
as 1 to 10 and pr^erably I to 4. 

[0009] As for R5 in aforementioned general fomnla (4) , car 
bonnunte, usually,isac>dgroupof 1 tolO,youcanlist 
fom^groip, acetyl groip , the propanoyl group , butyryi 
groip and valer}4 groip etc concretely 

[0010] (T3(CF2)7(CH2)2(XX)CH=Cffi, CF3(CF2)6(3l2 
0CXXXCH3)= CH2 and ( CF3 ) 2(lF(Cffi)8(CH2)2(XXXH= 
CH2, CF3(CF2)7(CH2)20(XO(CH3)=<a2, CF3(CE2)9 
(CH2)2(XXXH= (3t , the CF3 (C F2)7 SQ2 

N(CH3)(CH2)2O00CH= Cffi , CF3 (C F2)7 SQ2 N(C2 
H5)((312)2(XXXXCH3)= Cffi and ( CF3 ) 2CF(CF)S CHl 
CH(OCD CH3) CH2 (XXXXCH3)= CHz , you can list H(C 
F2)l0CH2OC3OCH=CH2 andtheCF2a(CE2)ioCH2 
(X)0(IXCH3)= (IH2 as enbodinKnt of fluorine containing 
(meth)aciylic add ester wiiich is shown with General Fornula 
(2) . Contaimngo dement (meth)acr54ic acid ester or 
oonbining 2 kinds or more can also useeven with Ikindalone. 



[00 11] *S^<**(D#»v« (>4») 7<7ij;uex 

xx;ua)^*gi*. a«. 20«g%ja±-i?j:<, »*l 

< l«0-70Sfi%. L < tt50- 70«a%-e&* 



[001 1] (jontent of containing -^ element (meth) aciyiic acid es 
ter in copolymer, the usually, may be 20 wei^% or more, it is 
a preft!rably30to70wt% anda particularly preferably 50 to 
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[0 0 12] TO u;t'axxT;u 



CH2=CR1COOR2 (6) 

-h. iso 7^0 L/-h, n-y=.;u 

7^'JU-h, n-5't7U;U (^$r) 7^7 U U 
-h, ISO ~Xx7';jl/ 7^'JU-h, n-^ 

7^UU-h&t;n-Xx7'J;U (^^r) 7^7 'J b- h 
;t)<p(fbtl, C*lb0*rMi. n-yx;u (^4?) 7>7 

[0 0 13] *S^«:*a) Oi') 7^7»jjuKxxt;u 
a)^=&att, as. ioMa%m±-ej:<. »*L<iii5 

~50aa%, i^f::flF*L<li20-40Sg%T*&^. 

^) 7^'j;uKxxi^;U3£)<<i.^<i:-rg^'5^. flbti-Sfflfilt 

7-ttA<^+»(c>S?)ig^;b<fcy, ^fc. *SSPJCDffl« 

^btlftl^o ffilc, (;«^r) 7^U;uKxx-r;uA<^-r 



[0014] -tofiajx^uvtt^iaip-MiS^s^-r 
xxju&i; 7^ ';;^KxxT;^a)^^;&^^c, ^(r> 

frta)T*t<kl^ K«fii**tttLri*. CH2=C 
HCNNHg. CHf=CHC0NH2 , CH2=C (CH3) CONHj . 



[0 0 1 5] 



70 wt%. Whenratio of containing o element (meth) acrylic 
add ester is too sobU, thereaie tines when water and oil 
repell^icyofconpositioaof this invention beoon£s 
ii^uffident. 

[0012] (meth) acijdic add esto: 

(Meta) Acrylic acid ester is used in order to adjust degree of poly 
merizationof copolymer. Eq)ecially, asconpositionof this 
invention Allien it uses, as fibo: treatment agpnt it issuperica: in 
water and oil repellency, fibo" wiridihad soft texture can be 
acquired As (mBtii)aaylic add ester, for exanple general 
ftimi3la(6) : 

CH2<;RiCDOR2 (6) 

You can list conpound which is di^layed with (In Fomula, R 
1 is hydrogen atom or meth^groiq), R2isall^groupof 
tfaecaibonnuni)er4to l8and preferably6to 16. ), As 
enixxliment of said (nEth)acr>4ic add ester, you can list n- 
but)d (meth)aciylate , iso - but>d (meth)acrydate , then- noi^d 
(meth)acijdate , n- laur>d (meth)acrylate , iso - stear>4 
(meth)acr>date , n-hexyl (meth)acryiate , n - penta deca 
(meth)acr>date and n - steaijd (meffi)aci34ate, amongfhese, n - 
noi^d (meth)acr}date and n - lamyl (meth)aciylate are desirable. 
You can use (n£di)aciyiic acid ester, cottbining 1 kind alone 
or two kinds or more. 



[0013] Content of (meth) aoydic acid ester in copolyn^r, usua 
lly, may be thelO wei^ % or more, it is a preferably 15 to 50 
wt% and a particularly preferably 20 to 40 wt%. When 
(mBth)aaydic add ester is too little, filmforming property of 
conposition^diis acquired decreases, as a result, are tines 
when low temperature curing property of the water and oil 
repdlant becomes insuflSdent, in addition, soft texture is not 
acquired to thBcase\*eie it uses composition of thisinvoition 
as fiber processing material. When conversely, (meth)aci5dic 
acid ester is many, there are times vAen water and oil 
rq)ellencybecomes insuffidenL 

[0014] It possesses other efl^demcally unsaturated double bond 
monomer 

Aforementioned copolymer to other than aforementioned fluor 
ine containing (mBth)acr>4ic add ester andthe (meth) acrylic 
acid ester, may be something vvhich includes monomer unit 
whidipossesses other ethydenic unsaturated double bond As 
said monomer unit, for^canple CH2 = CHCNNHfe, CH2= 
CHCQNH2 and CH2=0(CH3)CDMIfe, 

[0015] 
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[Chemical Fortiula 1] 



CH2=CHC00CHiCH— CH2 ^ CH2=CCCH3) COOCHaCH- 



[0 0 16] CH2=CHC00CH2CH20H. CH2=C (CH3) COOCHjCH 
2OH . CH2=CHCO(OCH2CH2)aOCOCH=CH2 (St*. att2- 

SOOSa-^feS) < ttCH^(CH3)C0[0CHiCH(CH3)]b 
0C0C(CH3)=CH2 (S*, b(i2-50(DBa) T'SStl-S 



[0 0 17] mIlH*m^{ta)Sg¥l^I»*MI*. 
10, 000-500, 000 L < 1*50. 000-200. 000 

) r^'j;u»x;^x;u, &t;i&fi(ciEi:T-t(Dfaa)is« 

teSiJ ^*JD L T Sit L ^fe b m# $ 1^ ^ cfc y 

ei^ila)7V/S^b^!|ai ; 36i;(:: (NH4)2S208 . K^fi^m 
10-150 °C'e,fc<, ff^L< 1*40-100 *tT*fe^ 

mmizpe.cxmtskibiiii^i^o 



[0 0 18] (B) ^7*v«T;Ua-;U 



CH2 



[()0iqafe=cHcoocffiCH2OH, ai2<xcH3)oooafe 

cm OH and CH2=CHC(XOCmCH2)a(XXXH=CIfe (In 
Formula, a is integer of2 to 50. )orthose\^4iichare 
dirolayedwithCm <](^^ CH(CH3)]b 
000(j(CH3)=CH2 (In Fonmla,asftM:bint^ of2to50); . 

allgd ester of acr^dic arid other than etltylene, the viityl 
chloride, vin^idenehalide, styrene, acrylic arid and 
description above, thealkyl ester ofncdiacryiic acid other 
than methacrylicarid and description above, you canlist 
benzyl methaajdate , acrylonitrile , methaajdonitrile , vii^d 
alkyiketone, vii^dalkyl ether, isopiene,the chlorqmie 
and naldc arftydride. durability of said copolymer, solubility 
Qrothervariousprq)ertyfor sol\€ntcanbegranted 
byselecting this kind of mDnoniBr qpopriately. 

[0017] Wei^ average molecular wei^ of aforementioned co 
polymer, usually, may be thelO,000 to 500,000 , it is a 
preferably 50,000 to 200,000. While enulsionpolymerizatiQn 
and namely, aforementioned containing ^ element 
(meth)aG34ic add ester >^ch you follow conventional 
irethod, (meth)acrydic arid ester, airi according to needother 
starting material, enulsifyu^ in aqueous mediummaking use of 
surfactant, addingthe polymerization initiator, agitating it can 
acquire aforementioned copolymer, with themethod wliich you 
polymerize. As aforen£ntionedsur&ctant,\vithout especially 
restriction as the anionic , cationic or nonimic sur&ctant it 
can use those ofpublickrK)wledgp,conl)ii^5duse with eg^erially 
cationic sur&ctant and nonioricsur&ctant is desirable. As 
aformentioned polymerization initiator, it can use 
polymerization initiator of piAlic knowiedgp, the for exanple 
diisopropylpa-oxydicarbonate or other peroxide; azobis 
isobutyi amidine diltydrochloride or other azo ^pe conpciind ; ^ 
and (NH4)2S2 08 andK2S2 08orotherpersulfuricadd 
conpouiKl can list, reaction tenperature at time of 
polymerization, usually,may be 10 to 150 °Q it is a 
preferably 40 to 100 ''C As rmied it diould have decided 
reaction time, according to types ofthe production scale , 
sur&ctant and polymerization initiator. 

[0018] (B) Euorine containing alcohol 

(B) Fluorine containingalcohol of conponent is sonKthmgwh 
ich operates as fibnfoming auxiliary agqit the isconponent 
>^ch promotes fibnfonring property of conposition which 
isacquired. By this Ahnfonring auxiliary agent , conposition 
whidiis acquired making filmis doneeasilymsLirfiice of fiber or 
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[0 0 19] ^7'>«T^U3-JKB) 14, TlB-ilfiad 

) : 

Rfi(CH2)nOH (1) 

y, ni4i-6, »*L<i*i-4a)6»-e&-5) r*s 

[0 0 2 0] Rfl Tf5t*tL5aia)3*>0/^-:7^l/:l-P7 
}l^}l&\t. TS-<SSC : 

fflfc 6 sex* i:«s-c«tt<© t <D}^^<^l^z < i^«&*<fe 

So iS/^-::?;U:fOT;U*JUS<t LTI4, 03^lf CF3(C 
F2)3- . CF3(CF2)4-. CF3(CF2)5 - , (CF3)2CFC 
F2- . (CF3)2CF(CF2)2- &i;(GF3)2CF(CF2)3- 

[00 2 1] ^tzs IJffiRfl 09%a)/^-7;i/:*-P7||ij 



[00 2 2] 
[ft 2] 

F4cFCF209j^R69-- (8) 
CF3 

[0 0 2 3] (S*, R6l4-CF(CF3)- , -CFjCFg-. X 
It -CF(CF3)CF2- T*fey. ml40XI4lT*Sy, LI41 
^7(Dm». »*L<tt2-40!)fiaT»ftS) 
So S/^-'7Jl.;J-P7Kyx— T;i/3i(DM»«i!:LTtt. 
CF3CF2CF20CF(CF3)CF2-, CF3CF2CF2OCF2CF2- . F[ 
CF(CF3)CF20] k - (ZZV^ k 14 1 - 5 05EaT*&S) 
. CF3CF2CF20CF(CF3)-. CF3CF2CF2O [CF (CF3) CFgO] ^ 
CF2CF2-. CF^F2CF20[CF(CF3)CF20]d CF(CF3)CF2-. 

3tt;CF^F2CF20[CF{CF3)CF20]dCF(CF3) - iZZX\ 



Other nBterial, as a result, low tenperature curing does arri 
thefilin(filni^ vtere wata: and oil repellerK:y is hi^ is acquired 
As for fluorine containing alcohol (B) , those of liquid are 
desirable >vith anbient tenperature. 

[0019] As for fliK3rine containing alcohol (B) , below-mentioiiB 
dGeMralFonTiila(l) : 

Rfl(CH2)nOH (1) 

It is displayed with (In Fomiila, Rfl isperfluoroalkyigroip of 
caibonnumber 4 to 6 orperfliwropolyether gimp of 
tfaecaibonnunl>er4to25,nisint^of lto6aiKl preferably 
lto4. ). 

[0020] As for perfluoroall^ group among group \Aichare sho 
wn with Rfl, tfaebelow-mentioned General Fomula : 

CqE2qH - 

It is a strai^ or branched perfluoroallQd group vvttch is display 
edwith(In Fonnwla,qisintegerof4to6. ). Whenqunder4, 
becomes fluorine containing alcohol wiiere boilii^ point istoo 
low, exceeds 6 conversely there are times \vten those ofthe 
liquid state are diflScult to obtain with anbienttenpo-ature. As 
said perfluoroallQd group, forexanple CF3(CF2)3- , CF3 
(CF2)4-, CF3(CF2)5- and(CF3)2CFCF2- ,youcan 
list(CE3)2CF(CFi)2- and(CB)2CF(CE2)3 - . 

[002 1] In addition, as petfluoropolyether grovp an»ng aforenE 
ntioned Rf), for exanplebdow^nentioned General Fomula (8) 



[0022] 

[Cb^cal Formula 2] 



[0023]Itisdi5)l^with(InFcmiila, R6is-CF(CT3)-,-CF 
2CR2-, or1he<F(CE3)CFi-,mis0orl,Linteger oflto 
7,istheinteg^of preferably2to4. ). As enixxiinent of said 
perfluorqx)lyether group, a^CF2CE2 0CF(CF3)CF2-, 
CF:3CF2CE20CF2CF2- andF[CF(CF3)CF2 0]k- 
(Here,kismtegerof 1 to5. ), you can list groip which is 
shown with CF3CF2CF20CF(CF3)-,theCF3CF2CF2 
qCF(CF3)CF20]dCF2CE2-, CF3CFiCF2qCF(CF3)C 
F2 0]dCF(CF3)CF2-, andCF3CF2CF2qCF(CF3)CFi 
0]dCF(CF3) - (Here,disinte^oflto6. ). 
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[0 0 2 4] -jiaS(l) T*S*4lS#:7'y|B7;Hi— ;u 
0Mm\tLXlt. C4F9CH2OH , C4F9CH2CH2OH , 
FiaCHjOH . C/iiiCHjCHgOH . 



[0024] As enixxfiment of fluorine containing alcohol wlii ch i s d 
ispla>^ with General Fomi3la(l) ,tte C4F9CH2 0H , C4 
F9CH2CH2OH, C6Fl3CH20Hand C6F13CH2CH2 
OH, 



[0025] 
[ft 3] 

F-fcFCFgO^CFCHaOH 
CFo CFo 



F-(-CFCF20^CFCH20H 
CF3 CF3 



[0025] 

[CbenicalFcmulaS] 



f4cFCFsO^OFOH2CH20H F-(-C FCFzO^CFaCFaCHzCHzOH 
OF3 OF3 CF3 CF3 



F-fc FCF209^CFCH2CH20H 
CF3 CF3 



F-fcFCF20^CFCH20H 



CF3 



CF3 



[0 0 2 6] v^iiii>it'^m<mii>*is ztibo^ 

[002 7] 



[^k4] 



F-(-CFCF209^CFCH2CH20H 
CF3 



[0026] So be able to list conpoundvhich is shown, among Ibes 
e,below-nientioned fonmla: 

[0027] 

[Chenical Fomula 4] 



F-^CFCFjO^^CFCHzOH 
CF3 CF3 



[0 0 2 8] T*^StlSt<3))5)<»*Ll^ C:tL&(D#7 
[0 0 2 9] *«B^<DIHfiE!ttrzfclNT. (B) iJc^CDE^ 

ii*> 1513 (A) RxsiB) f&i^ommxitmi^^o^^o 
mm\zzcxi&:t»iif^tiii^i\ Mwmzit, (b) fS,^ 
It. (A) i£»ioo m&&mz^). 0.5 -^zosssB 

•Ccfc<. »*L<I*1 -10am«ST?fe5o (B) fiE5J^;5<'J? 



[0028] So those which are shown are desirable. Qr2kindsorm 
ore it is possible to conbine these fluarine containing alcohol, 
even widi the 1 kind alone. 

[0029] In conposition of this invention, as needed it should ha 
ve decided conpoiindedani)untof(B) conponent, according 
to types of aforementioned (A) and(B) conponentor types 
offiberorothH-nHterial. CbiKaTetely,asfor(B) conponent, 
(A) conponent per 100 parts by vwei^, usually, itis possible 
tobeaO.5 to20partsbywei^ it isa preferably 1 to 10 
parts by wei^. When^) conponoit is too little, fihn 
forming propCTty ofconpositiom\tech is acquired being 
inferior, when it is many conversely, itbecomes result \Aich 
obstructs water and oil repellency. 
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[0 0 3 0] ^omomtm 



[003 1] ^Tk^mmf&^omm 

2)jS»(A) f::j£»(B) *SSiDf €>^ra 



[0030] Otho: additive 

It is possible to conposition of this invention, to use accordin 
g to need otheradditivefor other than aforementioned (A) and 
(B) cmponenL for exanple other water repellant, other oil 
repellant, you can list crosslinking agent, the insecticide, fire 
retardant, wrinkle-proofing agent, antistatic agent and 
softener. 

[003 1] Manufecturing water and oil rq)ellant conposition 
To obtain conposition of this invention, 

1) conpQnent(B), beforehand, description above or aftermelt 
inginmonraner, HEthodof copolymerizing these mononra:. 

2) conponent(B) isaddedto a»ipaDent(^ nethod 

After enidsiQingconpQnent(B) 3)nBkinguseof enulsifier,i 
taddsto CQnponent(i^ method 

Is listed, among these, in point of stability after adding thel) m 
ethod is desirable. In addition, you can list forexanple 
catiomc ornoniomcsurfktaittasafQrensntiQnedenulsifier. 



[0 0 3 2] ist^mmmfiimmm'^ik 

m\:x^t(o:f2'A\z^^)&m{z^mi*ii>o mxit. * 
^mowmmMmf&^^s !i!^w\zm\:x7Kv^^Lfz 

7.:^[y-^(0^jkm<Dtt^^l9L^mi'^X. 

^ti^si^o mxi£. 80-120 "cx30f>-3»iaa)^fisft 

«*<fft>tlfc!fe, 130 -180 "Cx30&^-35^rd!a)+:iT 



[003 3] 

l^f&mM tf^Xii&jtSg (gSl L) TIBS 



[0032] N4ethod of use of water and oil repellant conpositian 

Water and oil repellant conposition of this invention is covere 
d to substrate by ^ppropriatemethod types of substrate, 
accordingto adjiBted state. After diluting water and oil 
rq)ellant conposition of for exanple this mv^ion, with 
according to need water, itapplies to substrate nnking use of 
dipcoating and spray or otiier known coated fibric means, 
matter being treated where next, water and oil repellant 
conposition was covered heat treatmsnt is done, condition of 
said heat treatment is not limited especially. After prelininaiy 
drying of for exanple 80 to 120 *^X30secondto3niinwas 
done, curing of 130 to 180 °CX30secondto3ninisdone, 
t)ut of course, it isafeatureof this invention, also drying at 
thetenperaturewiiidi is lower than is possible. 
Aforementioned substrate is not something winch e^^edally 
isrestricted, in point wiiich is stperior in water and oil 
rq)ellaxy and antisoilingprcpertyorothergrant, Sber, 
pspear , leather , fiir and plastic aredesirable, in point wiiich 
shows water and oil repdlency which is superior, theespecially 
wool is desirable. 

[0033] 

[Working Exanple(s)] 

[Synthesis exanple 1] In ^ass reactor (volume IL), below-nmt 
ionedfomula: 
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C„ F2^,CH2CH20C0CH=CH2 

•j;uy5'^'JU-h40g . 3tJSift»jA (Si #88) 5g. 
Jifi7X347.5g. 7«trh>40g . fi|'<:t>t4^E5Stt»j m 
p°q« : 7P5-KFC-135. -(iSSM (1*) »] lO.Og . & 

3E (*) ii] 2.5g*AH, th\zy^J\£x^v:^^)UT 
5 v>-tlKm2g$jDilfc!fe. gaSHHST, 70^r* 



CbE2n^-l CH2CH2(XXXH=Cm 

While fluorine containing aci^c acid lauryl methac 

ijdate 40g and filmforming auxiliaiy agpnt A ( Table 1 
reference) 5g wliich are shown withtte (n being a integer wliich 
consistsof6tol2,is9withthe mean value. ), pure water 347. 
Sg, acetone 40g and cationic surfactant ( tradename : Fluorad 
FC-135 and Sumitomo SMLtd make)10.0g , inserting and 
nonionicsurfectant ( tradename : Enulgen 104P and Kao 
CcMporation (DB 6W)53-5703) make) ISgfurthemDre after 
adcfing azobis isobutjd amidine dihydrochlQride 0.2& under 
nitrogpn atmo^here, 5 hoursagitating with 70 °C 
copolymerization reaction it did. solid conponent 
conoentratioii of copolymer enulsi on wfaidi is acquired was 2 1 . 
2%. Ibis copolymer enodsicn was designated as conpositionL 



[0034] [^ia«l2-8] #fil]^w33l^■C, -^jfiffyi 



[0034] [Synthesis exanple 2 to 8] Ineachexanple, other than 
req>ectively, usiig filmfoming auxiliary agpnt B to H ( Table 
1 reference) inplaceof filmforming auxiliary agent A of 
synthesis exanple 1, with operation of being similar to the 
synthesis exanple 1, composition 2 to conposition 8 was 
synthesized solid conponent concentration of conposition 
winch is acquired is shownintheTable 1. ^th CQnposition6, 
polymer precipitated 



too 3 5] 



[0035] 



ISTAsPaterra(tm),Versionl.5(TlKTemaybeerrorsintheabo\« ISTAcannot 

be held liable for ai^ detriment fiomits use. WWW: http://www.inflscieiTO.com Tel:80O430-5727) 



P.ll 



JP 98081 873A Machine Translation 







[Table 1] 


N n 


ifi HE M& m 

AB tfv n« 


EDKMm (X) 




A : F-fcFCFaO^OFCHjOH 
CF3 CF3 


21. 2 


mam I 


B : F-fcFCF20^CFCH^20H 
CF« CF« 


20. « 




C:F-(-CFCFsO^OFCHjOH 
Cl^ OF3 


2 1. S 




D : F-^0 FCF-iO'Vc FCHoOH 

ips CF3 


2 0. 9 






1 9. t 


marni 


F : 7nU!J*-hrc-<0 • 
G:X5'l/>irU3-;i' 


3. 3 
21. % 




H : i>^}VJ9J^yv 


22. I 



[0 0 3 6] tsiififiiii -4&i;it&fiyi -43 ^eijiw 

(D^in?^«a31$^7o/c. LTS^KSite^S^tlfc't^- 
^UfflfeKDgl^JcttfflW&i;®;^*^^^. -ttL-Ptl. JIS 
L-1 0920 X :f U-;4 & l/AATCC-TMl 1 8-1 966fz fit L^i?^ffi L 



[0036] [Working Exanple 1 to4 and Conpaiative Exanple 1 
to 4] In each exanple, diluting conposition of No. winch is 
shown in the Table 2, with water, it manufactured treatment 
bath of solid conponent concentration 0.5 wt%. In this 
treatinaiL bath 1 minute after soaking wool weave, said wool 
weave with themangle drawing and wet pick ip were designated 
as80%. Next, heat treatment oflOO °CX3minwhich 
conirines preliminary drying and curingwas done. Inthisway, 
you ^>praised water rq^ellency oil repellancy water repellency 
(WR) and oil rq)eUancy (OR) ofthewool weave which was 
treated, respectively, in accordance with gray nEfliod and 
AATOC-TMl 18-1966 of nS 1^1092. Result is shown m 
Tablel WRin Table 2, numerical value of OR, in each case, 
vtenthe it is larg^, shows &ct that water repellency or oil 
rq)ellancyishi^ 



to 0 3 7] 



[0037] 
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[Table 2] 







WR 


OR 






10 0 


5 






10 0 


4 






10 0 


6 


mm4 


mm4 


100 


4 


iumi 




10 0 


2 


tmm2 . 








ttms 


mm? 


90 


1 


jtewi4 




90 


2 



[0038] 



[0Q38] 

[Effects of the Invention] As for water-dig)ersii^ type fluoriiiB 
type water and oil repellaitf composition of this invention, 
curing doing with lowtraperature,1hefilnietcvvhich is superior 
in water and oil repellency is acquired Therefore, as for said 
conposition, it is ideal in (srder to grant water and oil 
rq^eUencyto those A^cfa cannot do tenpeiature heati^ 
like fiber, paper, the leather, fiir and plastic. 
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